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Furthermore, this bronze has the isotropic value of its shift in the same region of the spectrum as that for systems in which hydrogen are either directly bonded to elements of the first row of the periodic table [1, 2] or are participating in ionic bonding as in the alkaline earth hydrides [6] (J = 0 to -10 ppm). By contrast, systems which have been studied in which hydrogens directly bonded to transition metals were found to have a positive isotropic shift [3, 7] . In addition, one study of proton N.M.R. in a conducting system showed a rigid lattice axially symmetric tensor for which the direction is like that commonly observed [3] . Of course the proton could be moving from one axially symmetric site to another and if the dipolar contribution is very much motionally narrowed at room temperature, the lineshape produced by the shielding tensor may dominate the overall lineshape. Furthermore, as the temperature is lowered, the powder pattern lineshape is seen to become nonaxial and by 200 K the line is seen to be symmetric and to be centred at the room temperature isotropic position [4] . This temperature dependence was confirmed in a multiple pulse study [8] .
2. Experimental. - The preparation of polycrystalline Hl.,MO03 by the hydrogen spillover method [4] proceeds in a matter of minutes. Unfortunately, this method does not provide good single crystals for N.M.R. The next method chosen for the preparation of crystals was a wet chemistry method [9] using zinc and HCI but excluding oxygen. This method produced a series of polycrystalline bronzes which were studied by N.M.R. and showed clearly that a bronze of the type Hl.6MO03 could be prepared by the wet chemistry method.
As the powder is prepared in that way it goes through a series of color changes from a blue to a red to a green coloration of the essentially black material. As the spillover bronze is reddish-black in appearance this provided an additional criterion for preparation of the desired form. figure 2 must be taken as a lower limit (Table I) . Finally, our temperature dependent rotation studies at 200 K show that the position of peak is independent of the orientation of the crystal in the magnetic field (Fig. 2) . This fact suggests an isotropic value for the shift, in agreement with the multiple pulse powder spectra (MREV-8) observed by Cirillo et al. [8] . One must consider the possibility that at room tempéra-ture the shift may be dominated by conduction electrons (Knight shift) while below 240 K the electronic structure of the material changes [5] , and the situation is further complicated by changes in proton motion.
